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Materials and methods.
CHEMISTRY
General Procedures and Materials. All solvents and chemicals were used as purchased without further purification from Aldrich-Merck or Alfa Aesar-Thermo Fisher. Compounds 2 and 3 were purchased from Vitas-M Laboratory and used without further purification. Chromatographic separations were performed on silica gel columns by flash chromatography (Kieselgel 40, 0.040−0.063 mm; Merck). Reactions were followed by thin layer chromatography (TLC) on aluminum silica gel (60 F254) sheets that were visualized under a UV lamp. Evaporation was performed in vacuo (rotating evaporator). Sodium sulfate was always used as the drying agent. Proton ( 1 H) and carbon ( 13 C) NMR spectra were obtained with a Bruker Avance III 400 MHz spectrometer using the indicated deuterated solvents. Chemical shifts are given in parts per million (ppm) (δ relative to residual solvent peak for 1 H and 13 C). Yields refer to isolated and purified products derived from non optimized procedures. HPLC analysis: compound 1 is ≥ 95% pure by HPLC, confirmed via UV detection (λ = 254 nm). Analytical reversed-phase HPLC was conducted using a Kinetex EVO C18 column (5 μm, 150 mm × 4.6 mm, Phenomenex, Inc.); eluent A, water; eluent B, CH3CN; after 5 min at 25% B, a gradient was formed from 25% to 75% of B in 5 min and held at 75% of B for 10 min; flow rate was 1 mL/min. reflux; e) 25% NaOMe/MeOH, MeOH, MeI, 0 °C then rt; f) NH2NH2 50-60%, iPrOH, reflux; g) aq.
10% NaNO2, conc. HCl, EtOH, rt.
. A solution of 3,4-(methylenedioxy)aniline 6 (500 mg, 3.64 mmol) in EtOH (7.3 mL) was treated with carbon disulfide (0.66 mL, 11 mmol) followed by triethylamine (0.51 mL, 3.6 mmol). After stirring at room temperature for 30 min., a solution of Boc2O (794 mg, 3.64 mmol) in EtOH (3.6 mL) and DMAP (13.3 mg, 0.109 mmol) were added to the reaction mixture at 0 o C. The reaction was stirred at room temperature for 20 min. After the reaction was complete, the solvent was evaporated and the crude was purified by silica gel column 4 chromatography (n-hexane/EtOAc 98:2) to afford compound 7 as a white solid (481 mg, 74 % yield).
1 H-NMR (DMSO-d6) δ ppm: 6.94-6.97 (m, 2H), 7.12 (t, 1H, J = 1.2 Hz). 
